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Wash the precipitate. Combine this filtrate and washings with the original filtrate and washings. Evaporate all (after adding to the combined filtrates 5 c.c. of i : i hydrochloric acid) to 200 c.c. Filter if necessary. Add 25 c.c. of ammonium acetate solution. Heat to boiling in a platinum or porcelain dish. Add* to the boiling solution 75 c.c. of a saturated solution of micro-cosmic salt, stirring continuously. Add a slight excess of ammonia, and continue to heat the precipitate and supernatant fluid with frequent stirring until the pink manganese phosphate changes from a flocculent slimy precipitate to a pink crystalline heavy one that settles rapidly to the bottom of the vessel. When cold, filter out the manganese phosphate and wash it with cold water until no milkiness is obtained from the washings on being acidulated with a drop or two of nitric acid and tested with a drop of silver nitrate solution.
Add 10 c.c. more of the precipitant to the filtrate and washings. If a precipitate forms after several hours, collect it; wash it as in the main precipitate. Dry the two filters containing the phosphate. Remove the latter to a large watch glass. Cover it. Burn its filter in a weighed platinum crucible at a low red heat until all black is gone. Now add the small residue, if any, obtained from the filtrate and washings tested with 10 c.c. of the phosphate of sodium and ammonium. When this residue has been burned white at the lowest possible heat, add the main phosphate precipitate and ignite it very slowly to prevent loss by dusting due to liberation of ammonia. Then raise the heat to redness until all carbon is gone. Weigh the precipitate as MnolW Dissolve the same in. i : i hydrochloric acid, and if the solution contains any insoluble matter such as silicic acid, filter it out. Wash it. Ignite and weigh it. Deduct the weight from the weight of the M^PsOy, multiply the remainder by 38.69 and divide by the weight taken for analysis to obtain the per cent of manganese.
* Add only enough of the i : i ammonia, at first, to produce a slight milkiness. Stir the boiling solution until this milky precipitate becomes heavy and crystalline. Then add the balance of the ammonia, slowly, and with constant stirring to the boiling solution, making sure that an excess of ammonia is used.